The crystal and molecular structure of a new azetidine-2-carboxylic amide derivative is described. The structure was solved by direct methods and refined by least squares methods to R1 = 0.0393 for 4264 reflections (with I > 2(r(l)). The structure consists of two independent molecules which are chemically the same with slight differences in geometry. Crystal data: CI7H24N20, monoclinic, space group P21, a = 8.3782(4), b = 20.0342(13), c = 9.7769(8),A, 13 = 109.687(6) ~ V = 1545.1(2),g, 3, Z = 4.
Introduction
Optically active azetidine-2-carboxylic acid is a versatile starting material for chiral auxiliaries I~'b and was first synthesized in enantiomerically pure form by Br (S)-(ct)-methylbenzylamine K2CO3 Br CO2Me 9 CH3CN/water reflux tion. 3b We now describe an improved route towards two stereoisomers of azetidine-2-carboxylic ester derivatives derived from both enantiomers of the pm'-ent acid using optically active (S)-(et)-methyl-benzylamine in stoichiometric amounts (Scheme 1 Methyl 2,4-dibromobutyrate 1 was ringclosed with 1.I equivalent (S)-(a)-methyl-benzylamine and 2 equivalents K2CO 3 in acetonitrile/water heated at reflux temperature. A l:l mixture of diastereomeric methyl l-((IS)-phenylethyl)azetidine-2-carboxylate 2 was obtained which was separated by flash-column chromatography. The configuration of thus obtained diastereomers could not be determined by spectroscopic methods and therefore one of the diastereomers was transformed into the crystalline piperidinamide 3. 4 An X-ray diffraction analysis was undertaken to Least-squares refinement for 25 reflections 11.527 < 0 < 17.844 ~ b Rmerge = ~[Fo -(Fo)l/~Fo]. c Using neutral scattering factors and anomalous dispersion corrections) ~ ( 3. The crystal structure consists of two independent molecules which are chemically the same with slight differences in geometry. In Table 4 establish the configuration at C-2 relative to the (1S)-phenylethyl group. It was found that the analyzed compound had the R-configuration at C-2.
Experimental
The crystal data and a summary of the data collection, the structure solution and refinement are given in Table 1 . The atomic positional and vibrational parameters are given in Table 2 . The structure was solved by the program CRUNCH. 5 The hydrogen atoms were placed at calculated positions and were freely refined subsequently.
Discussion
The structure and atomic numbering are presented in Fig. 1 . Bond distances and angles are given in Table
